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powder, magnesia and sodium carbonate. Place the crucible in an inclined position over the low flame of a Bunsen burner. Move the flame slowly back and forth under the crucible until it is very gradually brought to a low red heat on the bottom, and the mixture glows faintly under the top layer, as can be ascertained by giving the mass a slight stir with a ni-chrome wire. Continue this low heating until all black due to carbon is gone. Stir the mass at intervals.
Transfer the residue in the crucible, when the carbon is gone, to a casserole. Rinse out the crucible with about 40 c.c. of water, adding the rinsings to the residue in the casserole. Add 70 c.c. of bromine water to the casserole, cover it with a watch glass, boil 10 minutes, remove the cover, add 50 c.c. of cone. HC1 and evaporate to dryness. Cool, add 20 c.c. of cone. HC1, heat, add 100 c.c. of water, filter out any insoluble matter and wash with dilute HC1. Dilute the filtrate and washings to 300 c.c. Heat to boiling and add 25 c.c. of a saturated solution of barium chloride diluted with 75 c.c. of water. Let the barium sulphate settle for several hours, preferably over night. Finish as in gravimetric sulphur in steels.
For a check the operator can carry through the factor weight as recommended by the before mentioned committee. The above is a modified form of the Eschka method. Blanks should be carried through all of the above operations and deducted.
For a check method i gram of the powdered coal can be fused in the calorimeter bomb with sodium peroxide and potassium chlorate per directions given with the calorimeter. Also | gram of coal can be fused in a platinum crucible with a mixture of 15 grams of sodium carbonata and 5 grams of potassium nitrate, dissolved out in water, transferred to a casserole, acidulated with HC1 and finished as in the Eschka method. A further check method is to fuse 0.5 gram of the powdered coal with a mixture of 15 grams of sodium peroxide and 7.5 grams of sodium carbonate in an iron crucible. The melt is dissolved out in water, acidulated with HC1 and finished as in the other methods.